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Verfahren 2sur Herstellang hestfindiger FStbe. und AbziAbBie/PmCtSS'^/pitpmxj^^ 

Dio voriieg-endfe Brfindnng betrifft ein kun^, welches dadurch. gekennzeielmet ist, dl^ ^^r^^t^i^^h^;;^^ 



Verfahren zur Plersftellrmg besftandiger Farbe- 
iind Abziehbader mit das Auf- od^r Wieder- 
anfxiehe^i der Farbstoffe verzogernder "Wir- 



duB mim dissert BMem eine V erbindung 2u- as 
setzt, welehe ein poslth'efi Ion von der Ponnel : 



R— CHa-CH— CHs— (N- 



OH 

bi'lden kaiin-, worin E einen mindestens 
70 8 Eohienstoffatome enthaltenden Sest, der 
aiiBer Kohlenstoffatomen nnr noeh die Atome 
des Wasserstoff^s und Sauerstoffes enthaJt 
Tind d-er dtoch ein Sanerstaffatom mit d«m 
rest-liehen lon-Teil Yerbnnden ist, A Alkyl-en- 
15 reste mit 2 — 4 Kohlenstoffatomen imd n edne 
jranze Zaiil, die grofier als 0 ist, bed^nten. 
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Verbindungen, wdLche obengenanntes Ion 
Widen konnen, sind z. B. soleh^, die ditrch 
Uinsetzttng van Verbind^ui-gen d^r Formel: 

R— CHo— X, 

warin E die obejrigienannte Bedeutung besitzt 
imd worin X die Gruppe: 
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— CH— CHs Oder 



-GH—CH2— Halogen hzw, OH— CH2— OH 
OH Halogen 



so 



hedeutet, mit Polyaminen der Formel: 
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worin Bx, Ro, Bg imd E^ 'Wasserstoffatorne, 
Alkyl-, Araikyl-, Oxallcyl- iind Polvglykd- 
atherreste, A Alkylenreste nnt 2 — i Kohlen- 
30 stoffatomen unid n eine ganze Zahl^ die gTofier 
aTs 0 ist, bede-uten, erhaMieh sind, oder sokhe, 
die aus ddesren dnreh Allrflierung gewonnen 
werden. 



Geeignete Verbind^g^n der Formel 

R— CHo— X 

si^id" z. B. Octyl-, Dodecyl-, Hexadecyl-, Oeta- 
decyl-, OetadecenylH>xy-propenos3''de, Alkyl- 
phenoxy-propeaoxyde, femer Yerbindtmgen 63 
dter Formel: 
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Swiss CH ?l?=i59 



Process for preDaration of stable dye ann stripper baths. 

■^he prejnent invention concerns a Drocess for preparation 
of staDie/nermanent 6ye anri striDDer baths with an effect 
retarc^.inf? the absorption or reahsorption of the dyestuff, which 
is Characterized in that one afi-^s to these baths a compound 
which can forma posit iAz-e ion of the formula 



... _ t ■ 



Vv'nere.R is a radical residue containing at least 6 caroon 
atoms wi-Lich aside from caroon atoms only contairs atbffis; oig .. ... 
hydrogen and oxygen and which is linked oy an oxygen atom 
with the residual ion part, A means alkylene residues with 2-4 
carhon atoms, and n is an intep-er /^reater than 0. 

Conroun^s which can form the aforertated. ion are e..fr. 
ones such as are obtained hy conversion of comDounds of the 
formula 

P - CHg - X, 

where H has the aforestated meaning and where X means the 
^roup. 

^r-l-"" '• (• 

— CH— OHs «<isr — CH— CHa— Haiogen baw. CSH— CHj— .OH 



OH 



Halogen 



With polyamines of the formula: 



H-N- 
1 



A— N 

R2 



— A— N 
\ 



wherein H-|_, Rg, and are hydrogen atoms, alKyl, aralkyl, 
oxaikyl and poiyfiycol ether residues, A raeans alkyiene 
residues with 2-4 caroon atoms and n is- an integer greater 
than 0, or ones that can be obtained t here fro"^. by aikylation. 

Suitable corripounds of the formula 

R - CHg - X 

are e.^. octvi, rtodeoyl, hexacjecyl, octadecyl, octadecenyl- 
oxy-propene oxides, alKvl-phenoxv-prorene oxides, and, further, 
c oripou nds of the formula? 



R'f OC2H4)„_0--CH„~r'F_CH„ 



wherein n Is an integer and H* is an arDitrary carbon residue 
containing at least 8 caroon atoms or the nalogen hydrines 
correspond iiig to tne above epoxides. ^^^^^ 

Suitable polyamines are e.g. diethyiene triamine, 
dipropylene triarnine, polyethylene and/or polypropylene 
polyarnlnes, methyl aminoethyl amine, is opropyla^ni no- 
pro py lam I ne - 1 , 3 , d 1 me t hy 1 am i n oiDr opy lam 1 ne- 1 . 

The conversion products, should they rtill exhibit 
alk^z-latabie nitrop^en atoms, can ne alkylated or peraiky laten 
(quaternized) by treatment with alio/ lat Ion ap'ents such as 
ethylene oxide, di^iethyl or riiethyl si;ifate, chloroacetlc 
acid, chloroxv Dronane sulfonic acid, benzvl chloride, etc. 



The conversion of the af ore-nentioned comDonents Is 
conducted exDe'Mentiy at a hirh te^iperature, e.p. between 40 
ana iPO . The converc^ion proci.i.icts are oily to vircajs 
procnictr, veryj^m^ soluble In water, i^hlch can be ured 
in neutral, acidic or alkaline baths. They are suitable for 
Dreparatlon of ?tahie dye and stripner baths, where they can 
be used "as- is" or in a mixture with apcronriate additives. 

Dye or strinper baths containing compounds of this 
nature in solution or in an appropriate dispersion have 
a good equalization, penetrating or stripper effect for 
direct, acidic, basic chrome and vat (copper) dyes. 

The compounds of the cited nature are added to the 
dye and stripper^ baths in amounts of around O.Oki-G.i g/liter 
and, as Euch'^ '^applied along witn other equalij&zation agents, 
exert a retardation effect on the absorption of the dyes, 
leading? to equal colorations. 

Below we will mention the preparation of some few 
products and then illustrate/discuss their applicability as 
per invention based on examples. They are obtained by 
conversion of the following? conDounds in the stated mol ratio 
and in ti-ie stated seouence? 

A. 1 mol n-octyloxyproneneoxide 

CsHitOCHo— CH— CHs 

is combined with 2 mol dlethylenetriaTnine and brought to 
reaction at 100-120°. After that, the non-converted 
diethylene triaraine is distilled off in a vacuum, the • 
residue is brou.p:ht to conversion with 8 mol ethylene oxide at 
100 and then treated at 50-60° with 3 mol dimethyl sulfate. 
The heati.ng-up is continued for 2 h to 60-65°, alter which 
all the dlrnetfiyl sulfate is consumed. One obtains a 
brownish, vi^.cous, slightly water-soluble mass. 
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In Fimilar fa?hion one obtains t^^e following: products: 



B. 1 mol n-ao(iecviox\''pronene oxlrie 

CioHssOCHo-CH-CHs 

1 tnol dletnylene triamlne (after distiiiing off the 
excess of 1 mol) 

B.5 raol etnyiene oxide 
7, raol dirnefnyl sulfate. 

Brownish, gelati^nous, easily water- soluble mass. 



CI. 1 mol oleyloxy propene oxide 



CisHssOCHg— CH— CHo 



1 mol dletnylene triamlne (after flistiliin,/? off the 
excesF of 1 mol) 

SiS mol ethylene oxide. 



C2. 1 mol product CI. + ? mol dlmethvl sulfate 
Easily- water-soluble product. 



1 mol isooctyl pheno)?y propene oxide 
1 mol diethylene triamlne (after distilling off the 
excess of 1 mol) 

7 mol ethylene oxide 
mol dlmethvl sulfate 

Brownish, readily water-soluble gelatinous/colloidal paste. 
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E. 



1 raol oleyloxY propene oxide 




1 mol dietnylene triamlne (after distilling off the 
excess of 1 mol) 

B .5 inol eti^/lene oxide 
1.5 mol benzyl chloride 

Brownish, thick-f lowing/viscous, readily soluble oil. 



1 mol diPthvlene triarrine or triethylene triamine or 
tetraethylene Dentan^ine. 

Brownish, thlnlc-f lowinfl'/viscous oil, readily soluble 
in water. 



1 mol oleyloxy pronene oxide 

1 -niol diethvlene triamine (after distilling off the 
excess of 1 mol) 

4 mol raonochloroacetlc acid as a 50 o/o solution at 

40-50° 

4 mol caustic soda as a 38 o/o aqueous solution at 

60-70° 




1 mol of the compound 



Ci8Hs50C2H4(OC2H4)oOC2H40-CH2-CH-CH2 



^0 

Conrainseoant+s 



1 



Bright powder, essentially mainly? 



CHa-OOONa GEs— OOONa 
OH CHa-COONa '^OH.-OOONa 



0 

^ 1 mol oleyloxv prooene oyide 

1 rnol ethvJene diamine (after (ilstillin^r off the excess 
of 1 mol) 

Thlck-f lowing/viscous, brownish oil, essentially mainly 




I. 

1 mol of pro^iuct per H 
5 mol ethylene oxide 

Brownish, viscous, reaf^ily water-solunie oil 



1 mol olevloxy pro-Dene oxifle 

1 mol ?-lsoproT)vlamlno-propylamine-l 

Brownish, thick-f lowin^r/viscous oil, essentially mainly? 



OijHsjO— CHa— CH-KJHs— ira-HIBa— CHa— CHs— NH— CH 
OH 



1 mol product as in point K 

2 rnol ethylene oxic^e 



1 mol oleyloxvpropene oxlrie 

1 mol 7^- dimethylamino-Dropvlarnlne-l 

Brownish product, esF-entially mainly? 



ClisHsB— 0— CHs— CH—OHa— ira:--CHiCHBOHBN 

OH ^CHs 



1 mol N-octadecerivl-oxypropene oxide 
1.2 mol diet^ivlene tria.mine 
1 mol dimet?iyl sulfate 
(continued next Pa^e) 



l.E moi caustic Boda (as a 30 o/o solution) 
4.2 mol ethylene oxide 

Brown, tnick-i'lowing/vLSCous, readily water-soluDie oil. 



0. 

1 mol octadecenyl-oxvpropene oxide 
l.E mol cli ethylene tria'^lne 

7 raol etavlene oxide 

2 mol epichlorohydrine 

Brown, vircoup, readily water-soluMe paste. 

P. 

2 mol octadecenvl-oxy-propene oxide 
1 mol tetraethylene nentamine 
4.5 mol ethA^lene oxide 

BrownlEh, water- soluble oil. 

Q,. 

___ _l_mDJ_oj:i.aae.c_eayil'-Ox;^propme_oxj^^ 

1.2 raol dietnylene triarnine 

8.5 mol ethylene oxide 

1 mol pulverized caustic soda 

1 mol Tionochloroaceti.c acidic sodium 

ErownislTi, viscous, readily water-soluble paste. 

R. 

1 mol diamvlphenox^/Droneieoxide 
1.5 mol d ietlivlene triarnine 
7 mol etPvlene oxide 
? mol dimetbyl rulfate. 

Water-soluble product. 



1 mol octadec°.nyi-o)o/propeneoxifie 

1 mol ?-dimethvlanlnoproT)viajnine 

2 mol fflycerine monoohlorohvdrine 

Water-soluble, brown oil. 



1 mol metnylcyclohexyloxypropeneoxicle 
1.2 mol tetraet Xylene pentarnine. 

Brownish, readily water-soluble oil. essentially ,7iainl,y 



CBi—CK^' OH— 0— CHs— CH— CHfl— NH— O2H4— NH— CsH*— 3S[H 

\ / i ! 

CH2— CHi OH CsH* 

NH 



-L mol xyler\ylox.yprope.ne oxide 
1.1 mol dietJ^ylene trlamlne 

rhlck-f lowing/viscous oil, essentially mainly: 



— \ 

-0-C!H.-OH-OHe-NH-CH«-NH-CsH.,-NH, 



X 



V. 

1 mol jn/lenvlox^/Droriene oxide 

1.1 mol of a polyetnvlene polvaroine with boilin/? 
Doint > 206^. 



W. 



1 mol of 



0i2Ho5S-CaH 40-C2H40 -CH2- CH-CTIo 



1.2 mol dietliylene triamine 

Brownish, thiclc-f low ing/viscous, water- soluble oil. 



i^Ixacnple 1. — 

To prepare a stable r\ye bath one ac^r^efl to the bath 
per liter 0.4 azonjb.inol ?GS (wSchultz ParbFtoff tahel]en, 
Da,£re 28, 19:^.2), 0.8 g sulfiiric acid (96 o/o) , 2 f of 
mirahiiite, 0.05 5 of the pronuct pro-'ii.icted per CI, 
and 0.1 f? of oleviDolvfrvcol etbers wltb 20 etbeneoxv p:rouvs in 
the Tioleci.'le. 

Vfith the aid of such a thusly produced dye bath, 
one can perfectly color wools in the $^:^a:^ upual way 
(float ratio 1:50, duration 45 min, at boilln?r temperature), 
whilst a correspond insr dye bath not containing an7 product 
as per CI unevenlv dyes the same wool. 

In a bath of the cited composition, one can also 
dye withi good penetration even diflicu.lty penetratable 
goods such as wool felts. 

DyestuiT baths with similar products can be obtained 
if the product per CI is replaced by the pr-oducts P, H, k, H, 
0, P, Q, T. U, V and W. 

Sxamole 2.-- 



A patent vat was prepared as follows: 

1 g of sandothrenot ?B (Schultz Pabrstoff tab e lien, 
II voluTie, p. 128, 7th edition 19'^4) is vatted in a solution 
confuting of 95 water, 1 p of a htPhlv sulfonated 25 o/o 
sulforiclnate, 7. on' of soda lye of 7e,^ Be and 2 s: 
sodium hydrosiUfite for 15 mln at 80 oC. 
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To prepare a vat ting one adds 10 cr' of the thusiy 
prepared stem vatting to 1 liter of a blind vat vvhicii contains 
15 cm'' of soda lye of 36°Be', 5 g f odium liydrosullite, Q,0k5 g 
of trie product attained by C£ and 0.025 g of the 
oleyipoiyglycolether ethers with 20 etneneoxy groups in the 
Tiolecuie . 

With the thuslv ohtained vat ting one can uniformly 
color a boiled-down, very abrorDtlve cotton-creton tissue at 
at most 50° in the float ratio of 1-40, which is not at all 
the case when the hllnd vat does not contain the product per C2. 

Squally effective vatt^n^^s can be obtained If one uses 
products Der A, B, C, D or E instead of the nroduct C2. 



i?;xamnie 

''o Drepare a blind vattin,ff one dissolves in one liter 
of water 15 cm" of soda iye 56° Be , 5 g sodium hydrosulf ite, 

0. 45 g of the product per 02 and 0.55 g of oleylpolyglycol- 
ether with 20 etneneoxy groups In the raoiecule. 

With a blind vat of this nature, one can extensively 
strip an un-uniformly dyed and spottily piece of cotton- 
"cretron ne mtr saMoUirenviolett N4R (£ chlutz FarPs tof'ft abelj.e^T^ 
second volui-ne, 7 edition, p. 127, 1974) by means of a 70 min 
treatment in the float ratio of 1:40 at 95-100°, which is not 
the case if the blind vat does not contain the auxiliary/ 
ad.-juvant obtained via 02, 

A blind vat. for whose pre narat ion instead of the 02 
product one uses on ner G, R or S, has similar properties as 
the ones described above. 

Instead of t^e olevlpolv/ri^colether mentioned in SxamDJ.es 

1, 2 and 7 one can ad^i to the dve or striDr^infr baths similarly 
effer-tive alkvl or alK^-aphenvl nolvo-iycol ethers. 
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Patent cialm,-- 



Process for Drenaration of stabie/reslstant ciye or 
stripping baths with an effect rptarra.np the abeorTition or 
reahsorption of the colors, rharad eriz.ed in that one adds 
to the rive or Ftrinper baths a comDountl vhich can form a 
positive ion of the fo>~rm..ila 



where R is a residue containing at least 6 carbon atoms, 
wnich aside from carbon only contains atoms of iiydrq-en and 
oxyfren, and which is bonded with the rest of the ion part 
by an oxygen atom, A means alk^aene residues v ith £ to 4 
carbon atoms, n is an integer greater than 0. 

Sandoz ACr 



